The Diels-Alder reaction is a highly regio-and stereoselective as well as stereospecific bond-forming transformation, and thus extremely useful in organic synthesis. 1 Nevertheless, tandem Diels-Alder macrocyclizations, starting from sorbyl or sorboyl derivatives, can lead to different diastereomeric cycloadducts. 2 In the case of the bisdienophile 1,2-bis(1,2,4-triazole-3,5-dion-4-yl)ethane (1) and the bis-1,3-diene sorbyl sorbate (2), only one macrocyclic product 3 is formed in 56% yield ( Fig. 1 ). However, the stereochemistry of 3 (10S, 13S, 17S, 20S and its enantiomer versus 10S, 13S, 17R, 20R and its enantiomer) could not be clarified by NMR methods. Fortunately, we were able to solve this problem by X-ray structure analysis in favor of the all-S configuration, as shown in Fig. 1 .
Single crystals of composition [3·MeCN] were obtained by a diffusion-controlled method from acetonitrile and diethyl ether at 20˚C furnishing small square plates with m.p. 223 -227˚C. The molecular structure of 3 and the atomic numbering scheme is shown in Fig. 2 , crystal and experimental data are given in Table 1 , selected bond distances (Å) and bond angles (˚) are presented in Table 2 . The structure was solved by direct methods with SHELXS-97 3 and refined by full-matrix leastsquare procedures on F 2 , using the program SHELXL-97. 4 All non-hydrogen atoms were refined anisotropically. All hydrogen atom positions were refined using a riding model. Because the acetonitrile molecule acts as only a packing solvent, it is ignored in the following discussion.
As expected, the two urazole rings of macrocycle 3 (ring I: N1, N2, N3, O1, O2, C2, C3; ring II: N4, N5, N6, O5, O6, C16, C17) are perfectly planar with r.m.s. deviations from planarity for ring I = 0.048 Å and ring II = 0.077 Å, respectively. The interplanar angle of both rings amounts to 47.35(5)˚.
The six-membered diazacyclohexene rings, annelated to the urazole rings, adopt a half-chair conformation. Whereas the sum of the bond angles around the hydrazino nitrogens atoms, being part of the six-membered diazacyclohexene rings as well as the urazole rings, accounts for intermediate hybridization between X-ray Structure Analysis Online 2009, VOL. 25 for related urazole derivatives, preferring the half-chair conformation opposite to the boat conformation, whereby analogous bond lengths of 3 do not show any mentionable differences. 5 The bridging unit C(=O)OCH2 between the two different six-membered diazacyclohexene rings of 3, composed of the atoms C9, C10, O3, O4, is practically planar, as expressed by the torsion angle C9-O3-C10-O4 of -3.3(2)˚. Within the crystal structure of 3, no unusual short intermolecular interactions have been observed. 
